(20S)-22-Iodomethyl-6-methoxy-3,5-dihydro-3'H-cyclopropa [3α,5]-5-pregnane (Ketuly et al., 2009) (250 mg) was dissolved in pyridine (2 ml) and acetic anhydride (2 ml). The solution was heated at 353 K for an hour. The solvent was evaporated to give a product (280 mg), which was purified by recrystallization from ethanol (140 mg); m.p. 395-396 K. Mass spectrum: M + 338. C&H elemental analysis: calc. C 77.27, H 10.38% (found: C 77.06, H 10.44%).
In the title steroid derivative, C 25 H 40 O 3 , the fused cyclopropane unit that corresponds to a part of the A ring has aconfiguration and the associated cyclopentane ring an envelope-shaped conformation.
Related literature
For the synthesis and crystal structure of the iodo-substituted compound, see: Ketuly et al. (2009) . The absolute configuration of the acetoxymethyl title compound is that of the iodosubstituted compound.
Experimental
Crystal data C 25 H 40 O 3 M r = 388.57 Monoclinic, P2 1 a = 9.8222 (1) Å b = 7.6128 (1) Å c = 15.2309 (2) Å = 107.604 (1) V = 1085.55 (2) Å 3 Z = 2 Mo K radiation = 0.08 mm À1 T = 100 K 0.30 Â 0.10 Â 0.02 mm
Data collection
Bruker SMART APEX diffractometer Absorption correction: none 10411 measured reflections 2674 independent reflections 2550 reflections with I > 2(I) R int = 0.023 Refinement R[F 2 > 2(F 2 )] = 0.033 wR(F 2 ) = 0.092 S = 1.05 2674 reflections 258 parameters 1 restraint H-atom parameters constrained Á max = 0.30 e Å À3 Á min = À0.18 e Å À3 Data collection: APEX2 (Bruker, 2008); cell refinement: SAINT (Bruker, 2008); data reduction: SAINT; program(s) used to solve structure: SHELXS97 (Sheldrick, 2008); program(s) used to refine structure: SHELXL97 (Sheldrick, 2008); molecular graphics: X-SEED (Barbour, 2001); software used to prepare material for publication: publCIF (Westrip, 2009). Fig. 1 (7) 0.0008 (7) 0.0024 (6) 0.0001 (6) C2 0.0216 (8) 0.0210 (8) 0.0158 (7) 0.0040 (6) 0.0008 (6) 0.0002 (6) C3 0.0431 (11) 0.0242 (9) 0.0185 (8) 0.0145 (8) 0.0001 (7) 0.0013 (7) C4 0.0559 (12) 0.0158 (8) 0.0159 (8) 0.0000 (9) 0.0034 (7) 0.0025 (7) C5 0.0296 (8) 0.0149 (7) 0.0123 (7) −0.0046 (7) 0.0046 (5) 0.0008 (6) C6 0.0381 (10) 0.0397 (11) 0.0187 (8) −0.0207 (9) 0.0129 (7) −0.0035 (8) C7 0.0185 (7) 0.0160 (7) 0.0123 (7) 0.0002 (6) 0.0037 (5) −0.0004 (6) C8 0.0151 (6) 0.0144 (7) 0.0157 (7) 0.0010 (6) 0.0038 (5) −0.0010 (6) C9 0.0210 (7) 0.0358 (10) 0.0205 (8) 0.0039 (7) 0.0063 (6) −0.0081 (7) C10 0.0202 (7) 0.0124 (7) 0.0152 (7) −0.0004 (6) 0.0059 (5) 0.0006 (6) C11 0.0148 (6) 0.0127 (7) 0.0126 (6) 0.0004 (5) 0.0045 (5) 0.0000 (5) C12 0.0230 (7) 0.0125 (7) 0.0123 (7) −0.0016 (6) 0.0039 (5) 0.0008 (6) C13 0.0446 (10) 0.0127 (7) 0.0162 (8) −0.0077 (7) 0.0053 (7) 0.0005 (6) C14 0.0337 (9) 0.0132 (7) 0.0169 (8) −0.0010 (7) 0.0039 (6) −0.0014 (6) C15 0.0177 (7) 0.0150 (7) 0.0128 (6) −0.0004 (6) 0.0061 (5) −0.0010 (6) C16 0.0165 (7) 0.0333 (9) 0.0187 (7) −0.0039 (7) 0.0071 (5) −0.0034 (7) C17 0.0151 (6) 0.0130 (6) 0.0129 (7) 0.0003 (6) 0.0046 (5) 0.0003 (6) C18 0.0274 (8) 0.0150 (7) 0.0144 (7) −0.0007 (6) 0.0060 (6) 0.0012 (6) C19 0.0307 (8) 0.0195 (8) 0.0131 (7) −0.0020 (7) 0.0064 (6) 0.0019 (6) C20 0.0154 (6) 0.0182 (7) 0.0132 (7) −0.0009 (6) 0.0050 (5) −0.0014 (6) C21 0.0183 (7) 0.0250 (8) 0.0133 (7) −0.0040 (6) 0.0049 (6) −0.0035 (6) C22 0.0410 (10) 0.0262 (9) 0.0179 (8) −0.0116 (8) 0.0085 (7) −0.0057 (7) C23 0.0201 (7) 0.0265 (8) 0.0134 (7) −0.0044 (7) 0.0039 (5) −0.0033 (6) C24 0.0239 (7) 0.0236 (8) 0.0167 (7) −0.0010 (6) 0.0076 (6) −0.0023 (6) C25 0.0399 (10) 0.0626 (15) 0.0185 (9) −0.0212 (11) 0.0092 (7) −0.0084 (9) Geometric parameters (Å, °) C3-H3D 0.9900 C17-C18 1.530 (2) C4-C5 1.549 (2) C17-H17 1.0000 C4-H4C 0.9900 C18-C19 1.551 (2) C4-H4D 0.9900 C18-H18E 0.9900 C5-C6 1.532 (2) C18-H18F 0.9900 C5-C7 1.535 (2) C19-C20 1.559 (2) C5-C12 1.5562 (19) C19-H19C 0.9900 C6-H6D 0.9800 C19-H19D 0.9900 C6-H6E 0.9800 C20-C21 1.540 (2) C6-H6F 0.9800 C20-H20 1.0000 C7-C8 1.507 (2) C21-C23 1.523 (2) C8-C10 1.520 (2) C21-C22 1.536 (3) C8-H8 1.0000 C21-H21 1.0000 C9-H9D 0.9800 C22-H22A 0.9800 C9-H9E 0.9800 C22-H22B 0.9800 C9-H9F 0.9800 C22-H22C 0.9800 C10-C11 1.527 (2) C23-H23D 0.9900 C10-H10C 0.9900 C23-H23E 0.9900 C10-H10D 0.9900 C24-C25 1.503 (2) C11-C17 1.5279 (19) C25-H25D 0.9800 C11-C12 1.542 (2) C25-H25E 0.9800 C11-H11 1.0000 C25-H25F 0.9800
Figures
R[F 2 > 2σ(F 2 )] = 0.033 H-atom parameters constrained wR(F 2 ) = 0.092 w = 1/[σ 2 (F o 2 ) + (0.0668P) 2 + 0.103P] where P = (F o 2 + 2F c 2 )/3 S = 1.05 (Δ/σ) max = 0.
